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1.3.1 2By B A X

TR R R R T A T B A L. RE&R. AREAF L
W EBERA: F—RZmBmi. TRk, 40N THEBRNLET
WUAE K 44. 6%, AEER 4N & EALAE 41. 80%, £ BEAE 4 5 # A & 7R oA
IR, T ESATHEARN, % = KR GARE & Fr, i,
T, ALHE. AR AN, BAFE, S AYAE AT 100 mg/ke;

S —
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A b R 2R X AR R e, AR S = R AR (B )
PR e 2016 FLET BRBRAMHER, &LHMHEE 10-
3000mg/kg = ] By 7= @A 100 A, HHLAEE LEA A 39. 5%-88. 5%=
], 5k 3 EAL B A 11, 5%-60. 5%, & & 7 1-1800mg/kg = |4,
FHXREEME R, WEML, EMA. BAEYE. BHEKT R,
BN %, %8 DBS42/002-2014 EANAE R LA ER (#db
HRBLZAMTATE) e EANBEERNEXA “BhTEE
WU 2| A 4847, ELANLEHLAE > &8 80hey & d”, & LALAEE
0.20 mg/kg WL . VL EVORARS G, RAERE. THEREN, &
SR UANAE N E, EAAEE N BEHAR.

[ & A LA IR G T KA R Fe AT R & P B IA R, 25 6
PR & o A ALAE 022 A0 DAL B PR AR - B E B4
T, BUATE o o AXHLE & BALAR R A 0 77 7% (GB/T 5009. 93-
2010 & E P ARE N E ), KROMBEOHE, FIWA G EFHITFN 2R
2 BN AR ROR . AT S 7 A R R T A LR B T vk, B3
K S BB A ALAE A0 T AR, BRI S AR B 7 o E R AL
WAETEER, Bl RBRAT22PHERNERE. KA
TR R KB, R B KSE 0 & DA B35 3000 mg/kg DA L,
% DBS42/002-2014 ty 77 3£ & TALAR =34 S0%LL b, T % A HPLC-
HG—AFS 7£ U % I 30 Ot 2 BURT . Jo AKAR W By ik, B Al B &
BRAEREAR, EXERAEZNSKR, EVAEEE D, Se(dV) %
Fet, Se (VD) FEASAE S0 uL A aeAll ok, Ak DBS42/002-
2014 13 B THKSEH BAAE G E, LK N BT K &



B M A Fh RN ER, Sl RRANEZ, F
TS iR R R KN 1, 8695 70 30 % A AL o Tl
W, BHTHNEYSER, RERPDZATENT, Likxe
GEmEMEE, HENEANENY ST ELT KA, THE
HPLC-ICP-MS J HPLC-HG-AFS Bk Al AW & &, TAHHEH Se (IV) fa
Se (VI) e B9 8 77 vk REUE &, TR, b o0 IR Al 2
TAAR T 7% A

B TAER BT R RER S, e HERAKRRE
oA ey TALAE; KSR I B b 2 BUR e o DAL, L S0%E 3
BARIEE . AT AR TS & i TALAE; A Tris-HCL R
BB wE. WM&, SHEEFHINAA; AEXCEERRER. A
B AR ERR TR TAAE; R ORI BT E T 6 LA, (2R
A R G 5 RN B iF 4Rl

RIE G AR EERBET B (AFEEI A MERE L) T
WUAR S B s (£ 7 iR A B AT B I R 5, BRI i AR B
L B AT E K, RSB RS B e
FFE AN I E I, (2 R & A B R AR R B
WATARET &, FRERG TREE " BN ELZ2EE, T&
Wik, ETRESEMBRERI I RASBEAEEE L,
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TE AR AL B B e MR L B 5 e AN A B A K A A
AT EFRIECH 20 25, GRALIN-T A HNEZE. R
TRBEE . SR T BRI £ B AT & TALAR 8 0



2008 4F: FFH6KF HPLC U € A FLER 0y 7 ik SEAT AR 9 T S AT
WRIAE, #THRMEAR B EAR NN BT E, BE
SERHERSTF, KREER T KRENL U ARER T HMENENR

EBRAEEEEENN, T HENBE Colt ERARE, XL
- ANER.

2012 4F: FFHA R R TR AH S AT H S 04T 77 3%
R, Bk &S T HPLC BB 5 AFS xtilie REU% . A%
IARORT 8 & — M U B fh 8, R uk T 2w k&8 o T3R8 [ AL
& H A /N T A TR I E, TRET 2013 FHiEE
ALK T BT R S A, I 5 R A 6y HPLC Bk A, ¥ Ak 7 HPLC-
AFS BRI, FFob T A my Ea ot s, RAMSEFREAE. Cufh
AR A FA MR AR, — F A, — F I e, AR
THEER T % & FHAR Y S B AT R AT R, BT mARMA
M. AR AR, L0 F IR KA B . Se (IV) Fn Se (VI) ey (£
AT, BART EREHRE.

2015 4F: 4 75T H05% % DBS42/002-2014 o T HLAE ty M 72 7
. B MR 5T 5 E XK S A i R SR AR T
oo prE CE AR AR B E B OB B - R T O
A BIEWE, 9HA2H, ANELMUPLUALELZAE. B
i H 0 RABMA RIZTE WALTRA, £545FX w0t
[ P &l A

2006 £ 4 A 29 H, AT HEEHATHILEERLTATETH
ERRFT—RERLSV, 54X —HFELT.FF5SHA108,



AR TATEZETHRT “xTHE CBERNEF ALY £
3TUE I B AT FELT AL RE CGHALE B R Z AT T
EEEEY WAE, GG R RTeMEFIER4WE, H
AT LI

1.3.3 WEARH R

AR ZEA N, RE T EAREMENE T
W AEERAN. TAERRAN. WA AR, WEAR. BAFTH. W
BEERRF (Fhnzgh. KIRBUH. AERER. ASH
. BRRERA ). WY K. EWmAYEE, ZNE, & LHAE
HEER AN . WAL 4N > 40%, ARA E A > 1000mg/ke, A E R 2>
100mg/ke, # K35 TH > 2000mg/ ke, A4 b F £ 7 & > 60mg/kg,
How B g R

HAF, XMEEk, +FUH, BRLAHSALERIANERE =
RKRAEEY, BREEHEMTHETEN, ATHEEHE T L
3000mg/kg DAL, Ui AR UIEE SRR 82, AR N R B &
B R, REU TR AR AL . BLEMEMNAE K. B X
BARREREAR . BEEREER L REARAG SR
frfnds EEFRERR G EFIE, HiEHERSS R, HRIAR
B, FE W NZ AT WA TR B
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TR T K& E W AME K SUIR PR A 48 SR A 45 Ry A b
AT “EWME T RN E BB E SR TR
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MEEERE, AT ENEAREE. REAEE. BEE. 24
M. EDRE UK T EOERAESHITTHE. EF RS EAE
IR TE T, A 5 P 00T B AR R LA, B AT T AR ER A
TAEERG . WA R EE . B ORAK. M AR AT
SE3hE 2 Ja] B b xR

1.3.5 BRAERENR

Bt B MR B ¥ RE TR KR BARFR M L, HEX
A BRI O LI E A W EARSRAT TH ARG, B
A, RE CHE R R AM I REXARRS AN FHH
T, R T AT AL R E LA

1.3.6 EREXENR

ERENBH R, KEHIEREHER. BT fod L%
10 R REFAEREN, Rt 7 REARERERL. HEX
BIWRERE, PRERBENILEER, MRHNE R E N3
JE, (R AR K B 5T E A A R A

1.3.7 BRAFER T RE

BARER TR, RS WA LIENS . LTINS 2 WNLE.
EXREL. WIEREEFHRETEE, HENLE &R 2T
PR RENER, WRMELATER, RELG IHZREEER
B Z e EE EAL.

REETFERFIRPNE ZRVUALE, RREFRHAHE
CEAEE T AN E BT ROCGEEY 1 BUrE, BT
PRFE 7 iR 0 TR, G ) W o O SRR 5T B o B AR A R AR B 3R
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A R o T AL E B AR K BT R
2. 5SREAXEFEEINMEMIIENXER
FEAET R SRS, RAIER T E WM X TN < 0 A X

R ATk USRSk, &1 T Boa EURUR AL 2L (FAO)

Bl fF A 24 (WHO) . B vk 382 5 & (CAC) S W 3 & 1S0. R AT

. B FZAEETOR, E WA X AR E AT
2.1 RATH BB RATE (58)

F5 g5 4 AR JATEAEH | SwmER | fEEEH
1 | GB 26418-2010 | 1A%t hamiy 245 & 2011-1-14 2011-7-1 | 2017-3-23
r‘—‘L'/ 3 13 y
GB/T 11067, 3 |~ IGEDH Ak HiAn
2 200 BEHNE BREEEE | 2006-9-26 2007-2-1
o THREF K4 tiEE
CB - I -~
3 /T 11902 *)fﬁfjﬁé’?”m 2,37 =% 1989-11-3 1990-7-1
1989 HERNIE
GB/T 13883- ‘
4 20(/)8 Aa] 4 o A o 2008-8-1 2008-11-1
CB/T L5 6. 1T BIESN
5 Ty %16 Ha: AEEM | 2010-11-10 | 2011-2-1
14352, 16-20,, | % 16 MR
&
GB/T WH A BE Y A
6 WA & 15 3| 2014-12-4 2015-4-1
14353.15-20. . o
4 B2
B - A E B
g [CB/T 15505 AR MR BERR | g0 3 g5 | 1995-g-1
1995 TR A E
B/T 16415- ) Ul T IE. &
8 GB/T 16415 *’?‘%%%“JE?’% afe 2008-7-29 2009-5-1
2008 Wk R T RGE
Mk Keb RETEW
S &7 A& 3N A
o | BT MR B 10 s BRI 5006 35 | 2006-9-1
20127.10-20.. | X 4 -BE F % K i N
TR E
GB/T 21729- X
10 20(/)8 ZRn A A AR U T 2008-5-4 2008-10-1 | 2017-10-6
GB/T 223, 52— ek K AA AL T %
11 1987 ' BB - EEN E A | 1987-5-12 1988-3-1
&




5 g5 g4 R IATRAEH | Sl | fEEREH
R [0 AR I AY 5 A 7 %
GB/T 23607- 72N SN S SR LN N L L
12 2009 TN 2009-4-15 2010-2-1
B TFRE T ARG IEE
EMBFITIH TE
GB/T 26193 | 4. A, 41, /. %. 4. L L
13 2010 T R 2011-1-14 2011-6-1
BTk
14 gﬁig 26249~ BT Tk A AR ARLE 2011-1-14 2011-5-1
SRR A= e . R
8. . HE. RR. 4R 45
GB/T 26289~ .ORE. K. AL ARk, .
15 - 2011-1-14 | 2011-11-1
2010 .. . AR R BLE
e LRBEEET
NS
EMBPITIH TE
GB/T 30419- | 4. A, 41, /. %. 4. . o
16 2013 T R 2013-12-31 | 2014-12-1
B FRE TR AL E
~ K7 P B E AR
17 gﬁiz 32448 A 4. 4EL AL K. ARL | 2015-12-31 | 2016-7-1
A e
| BER A=A
18 gﬁég 3233.6 Fik HERNE.JRFK | 2008-3-31 2008-9-1
A%
GB/T 4103.7- | AF RAF &AM F T 7 % L
P 0 %784 WEHIE 2013-10-1
| EEREENFLSMT
20 GB/T 5121.24 VE.E 24 Bl RS E | 2008-6-17 2008-12-1
200. . -
#y M
KR A AL AT T iE
B8 B . 4.
GB/T 5121.28- | 4. 4. . A, #H. 4R, L o
21 201 G B E A AR 2011-1-10 | 2011-10-1
WlE BREBEESHT
NS
GB/T 8654.6- | A B4 EN T iE
22 1988 B 1988-2-5 1989-2-1




5 g5 g4 R IATRAEH | Sl | fEEREH
CB 1903 12— B2 ERIFE &R
23 2015 ’ ERmALA LA - LA 2016-5-13
1R 2 Bt & BR
CB 1903, 12— ERLAERRE B
24 201s : %%?ﬁ{tﬂ L-Af—F A% | 2015-11-13 | 2016-5-13
%24 Bt &,
_ =} AEd
)5 | 0B 1903.21 RELEEFTE B 2017-6-23
2016 EIRRALA B A B
_ oo o F]
26 | 6B 1903.21 R LB EEAE RE | 0 017-6-23
2016 E IR B A B R
B A
6B 1903 22— fﬁ*uuﬁri-%)foE £
27 ExREAN EWERAE 2017-6-23
2016
%\
GB 1903 22— BERELERFE B
28 Y016 . EREAK EHAREE | 2016-12-23 | 2017-6-23
i
2 GB 1903. 23- BRE2ERIFE &% 2017-6-23
2016 EIRERALA AL A R
B 23 59z AE R AR A B
4 | OB 1903.23 @{nnqj‘i‘%ﬁﬁ'/ﬁ ﬁ*un 2016-12-23 | 2017-6-23
2016 EIREALA A AR
2015 B AR A AR ER AN
- N i
4y | OB 19039 @{nnqj‘i‘%ﬁﬁ'/ﬁ B 2015-11-13 | 2016-5-13
2015 EIRTRALA AR R 4
B 93— 0o ACE R AR =4
33 | OB 300993 | REEEEIARE RE |00 00 | 010m6-1 | 2007-106
2010 FH R B
B .93- 52z AE R AR A B
1 GB 5009. 93 @{nnqj“i%ﬁ'/ﬁ £ 201746 2017-10-6
2017 wH AR B
CB/T 22499- _
35 / TREFLA 2008-11-4 | 2009-1-20
2008
GB/T 24370 AR E T R Ak mihk
36 2009 fiE. B AN WRWCAEF | 2009-9-30 | 2009-12-1
*
B . _ i R E = :]‘\”
. GBZ/T 160. 34 If’ﬁ 7 B = AR = 4 O 2004-5-21 | 2004-12-1

2004

&R A E




2.2 DATHAKERIFE (#5)

F5 gEE FRvE 4 #R IATRAEH| EwEH 1EJ% B #A
£-139. 4%5-169 foAf—
1| BJ/T 20052-2014 | 75 #htMearsf g AL | 2014-11-17 | 2015-2-1
i)
2 | GH/T 1090-2014 | ZaEZ 2014-6-23 | 2014-10-1
3| GH/T 11352017 | &K~ & 2017-4-25 2017-9-1
4 | HG/T 4517-2013 | T\ P HaGER4H 2013-10-17 | 2014-3-1
5 | HG/T 4697-2014 | T\ #fi B 4K 2014-12-24 | 2015-6-1
6 | HG/T 4698-2014 | T\ P akER4E 2014-12-24 | 2015-6-1
7 | MT/T 1028-2006 | W ag& & 0% 2006-11-2 2006-12-1
8 | MT/T 1045-2007 | # & A b am e = 2007-10-22 | 2008-1-1
9 | NY 47-1987 a8 T A B 4
10 | NY/T 1104-2006 FER AN E 38908 2006-10-1
1 R o AR B N AR
11 | NY/T 1945-2010 | ., 2010-9-21 | 2010-12-1
HR-JR TG g E
NN n A
12 | NY/T 1972-2010 ﬁ’ﬁ%‘]ﬁﬁ’ﬂ"]‘*’ﬁ*&% 2010-12-23 | 2011-2-1
& 1N E
13 | NY/T 600-2002 471D 2002-11-5 | 2002-12-20
KF.AEHNE. BT
14 | SL 327.3-2005 - 2005-10-21 | 2006-1-1
WA E
E‘ Bl 52
15 | SN/T 05151995 | B HARBFAAMZ | 00c 19 15 | 1996-5-1
RS
P B 2K A A
16 | SN/T 0926-2000 L oL 2 Al i 2000-6-22 | 2000-11-1 | 2017-10-6
W7 ERANEE
SN/T 1031.5- R K KIS
17 - o 2001-12-30 | 2002-6-1
2001 M iE. e B IE
oo R &P AR o
18 | SN/T 4060-2014 ST 2015-5-1
P A B, 2 o M E
BB K R LR
Fo BALAR N 2 A
19 | SN/T 4526-2016 X S 2016-6-28 2017-2-1
MR E R TR
%




HENE FTIROLE

5 gEE FRvE 4 #R IATRAEH | EwEH | EEEH
o ARtk A A AR
20 | WJ 2422-1997 AR 1905-6-19
B By W 77 7%
R N
21 | WJ 2423-1997 NN 1905-6-19
e T ik
1 AR B S ALK
22 | WS/T 109-1999 A -EF RN E | 1999-1-21 1999-7-1
7 iE
FR AR S AL K A
23 | WS/T 47-1996 B F Rk 2N E H | 1996-10-14 | 1997-5-1
*
A
RN, RE. 4. A
24 | YC/T 380-2010 o~ 2011-1-15
ME BRBEEEET
N
25 | YS/T 1055-2015 = 2015-4-30 2015-10-1
26 | YS/T 223-2007 v 2007-11-14 | 2008-5-1
AL A i % 12
27 ;(s)(/)g 226. 12 o A E B E. AR | 2009-12-4 | 2010-6-1
RERBR N & 7%
2 YS/T 226.14- A AR B E (AR
1994 B2
7B 4 A AL 5 AT T i
=
29 | YS/T 34.2-2011 T 2011-12-20 | 2012-7-1
/ W o I 2 B
30 | YS/T 651-2007 — A AR 2007-11-14 | 2008-5-1
31 | YS/T 816-2012 & b AR 2013-3-1
DZ/T 0064. 37— T KT A T k. R
32 N 1993-2-27 | 1993-10-1
1993 AR E 7% N E A
DZ/T 0064. 38— T KA B T iR
33 T 1993-2-27 | 1993-10-1
1993 FRAIEMER
BTkt E
34 | BJ/T 754-1993 N 1993-4-14 | 1993-10-1
/ PN
35 | GH/T 1090-2014 | EAHL 2014-10-1
TIEFRFY K. AR
36 | HJ 680-2013 AL SR B | 2013-11-21 2014-2-1
MR TR A E
37 | HJ 694-2014 AR K B A B 2014-3-13 2014-7-1




RS

R4

AT K AT H

L B #

(AR

38

HJ 702-2014

BlREY K. AL OAR.
e BREIE BRBOH
/R T ION

2014-9-2

2014-11-1

39

HJ 811-2016

Y T
3,3 -= RERKR
RS

2016-10-1

40

NY 861-2004

BB A X F
) Bl iR 4R
. K. B AR 4.
BEN\MTERE

2005-1-4

2005-2-1

41

NY 861-2004

BB (AW X F
K) P . 4R
. K. B AR 4.
BE ) \MTERE

2005-1-4

2005-2-1

42

SL/T

272-2001

KB KRRy E Gk
(1) —4% 3£ 0B ok ] 4
D

2005-10-2

2006-01-0

43

SL/T

272-2001

AR S B MR %
(1) . 48 Mk
D 2

2001-9-11

2001-12-1

44

SN/T

0860-2000

W gE R L AR
M E Tk K AN
7

2000-6-22

2000-11-1

2017-7-1

45

SN/T

0860-2016

R R
VR

2017-7-1

46

SN/T

0926-2000

tih = P S R
W7 it FORKE %

2017-10-6

47

SN/T

2092-2008

EE O RRT LR
. R TR
*

2008-4-29

2008-11-1

48

SN/T

2208-2008

KPP B .

5. 8. % B HE.
SN NI NN R
B K RERIINE OK
M- REEEET
B E

2017-10-6

49

SN/T

4526-2016

oA A LA
fo AR BN R At
W& R TR
i*

2017-2-1

50

SN/T
2016

4675.19-

PR A A R
NN NN
. B L AR, R
e wmEaE

2017-7-1




F5 gEE FRvE 4 #R IATRAEH | EwEH | EEEH
0B R R R
(Hg) H4h. A, 48.
51 | SN/T 4759-2017 | 4%, K. R L EWINE 2017-12-1
FiE BREAEHT
g (ICP-MS) 3
Y 37 B & A AR Y
52 | WS/T 130-1999 A4k A -JE F Rk 2000-5-1
FEIE I E
_ EES TR T o _o-
53 | YC/T 221-2007 S T 2007-7-5 2007-9-1
AW ERBEAFE.
i LN NN N -
54 | YC/T 379-2010 Sl R A T 2011-1-15
N7
— AL FE A
~ . E 1 WY AR 19— 6
55 | YS/T 715.1-2009 Bl B g B 2009-12-4 2010-6-1
T IE
2.3 MATHB G- (F5)
5 g5 g4 R IATRAEH | SHER £
X DB22/T 1970~ KERFHANE & E
2013 YR B i %
) DB22/T 1981- A R E B
2013 TFRANEE
. DB3201/T 018- T EE KRG &
2003 RN
~ & K o A ML AR Ao AL AR
4 DB3301/T 117 SEWHINE BEFEAE | 2007-12-21 | 2007-12-28 |  HiM
2007 L
%
_ — A=
5 | DBI/T 1752 WRESFR DR 001004 | 2013124 | HA
2012 S
A3 Rl S 1 d
6 | DB34/T 814-2008 ;;igtPaﬁﬁﬁ”ﬂﬂi RFR 2008-8-1 2008-8-1 | 4
7
7 | DB34/T 846-2008 | & &HALAMH A 2008-8-13 | 2008-8-13 | Zr#h#&
8 | DB34/T 847-2008 | E#{ AKX 2008-8-13 | 2008-8-13 | %%
= =} A B Xk
9 | DB36/T 566-2009 ;;aﬁf%””ﬁﬁ e




5 w5 g4 R IATRAEH | SHER £
10 | DB41/T 271-2001 | A§zh
11 | DB42/T 143-2002 | EAg
12 | DB42/T 438-2007 | A% & F 504K
H TAEE R EREA
13 | DBag/T 239-2013 | BEIETE RE B
Ak
o2 g S > 4
14 | DB46/T 240-2013 ﬁ%‘im PR AR A SO A A 2013-2-4 2013-3-1 A
M
15 | DB50/T 705-2016 | EaHK >~ & 2016-11-01 | 2017-01-01 HK
DB52/T 1003- R, ] 4% Al 2 T4 AR 3
e / Qﬂ%ﬁ%ﬁ HOR A 2015-3-15 | BH 2
2015 1%
17 | DB52/T 489-2015 | R R 4am 2015-3-15 | M2
3 T TR
18 | DB52/T 553-2014 }EI‘E&*T“F"” FrER A 2014-7-24 | 2014-8-24 | =M%
DB61/T 307. 1- \ .
20 AR B AN
2003
" DB61/T 307.2- LHEMmE FFHIRE A
2013 %
DB61/T 508. 6— .
22 B AR AR E AT e
2011
DB61/T 557.10- | .
23 B % & B A1 R
2012
=4 o A B A K A
19 | DB6124. 01-2010 ;‘;@@”"Eﬁﬁi’}iﬁ 2010-11-8 | 2010-11-8 | ZpEs
= B A BN K A o
24 | DB6124. 01-2010 }E@”@””’ﬁégﬁiﬁ 2010-11-8 | 2010-11-8 | ZfE™
)5 | DB63/T 1049~ TNERFE G BHL L
2011 k2
DB63/T 1130- N
26 / A
2012
)7 | DB63/T 1155- T ANERF R B AR
2012 B K
WAL B A T AR
28 | DBS42/ 002-2014 | EAHANMERMHAE | 2014—05-09 | 2014—11-01

L EArg s X T8 m sl g a0 R TROE. K



RiEfETRPOLEE, HATEEONE. §ITRRELETE
R B A I TR AR K B 6 A

(1) GB/T 5009.93-2010 & & FaHANZ: ZIFENET A
P BT 7K i R Ot iR R A e R R Y T 0k

(2)  GB 1903.21-2016 & &EZAEZFIFE B &EFRBEMA
BEHRE . HAE1000 2500 mg/kg, A AL > 98%, JH AR BLE A B
BF o 09 TALAE J& #GB/T 5009. 9389 77 7% & AU 7R B KA

(3)  GB 1903.22-2016 & &EZAEFIFE B &EFRBEMA
EAEFE R KAEL80 400 mg/ke, HALAE >98%, FAKERIREE M
TE AT Wy B

(4)  GB 1903.23-2016 & %% A2EZIME & & E REMNA
WAL RRR: AR > 2%, HHLEE > 90%, A LK ZEER BUE #GB/T
5009. 938y 77 3% M € KA.

(5) DBS42/002-2014#db & & & A F T B AL &
I ER: ZAAENAET R EH. ANENEEER, &
o oA B E 7 %GB 5009. 93 B HLE AT, AL EAAE R £
Wk, R AR & TALEAAE 5 T A EAAE. LA o e
T iEFR R KRR B ORI, B SR 2 A

(6) DB3301/T 117-2007 A o RLAFAEM T KK A AL
FoEHAE N E —BE TR AR E () ZARERFN HBRERL
WA, F A A% IR S5 R U A B 7 TR U E RV, R 2 R 5 2
AN & E .

L bW e RALAE 7 ik, R ARR . R E AR S A AR



NPT ERET A

3. ESNERIERE. EAMMIRERR
5 48 IUAT A 3 E B [ SR v T

LY FE. ROk

AE

KA e AR T
M, ERENAERERNmE, O kEN T AN E

HY 15 BR

5 g5 T4 R IATRAEH | LHEH
1 | JIS K8598-1994 | #% 1994-1-1
2 is k8598 AMD A (B 1) 2013-3-21
3 JIS 61233-1994 | . MRS E 0N E F £ 1994-9-1
4 ASTM D3859-2015 | K H A2 & #y MK 77 7%
5 JIS H1065-2006 | 4R Fo4e &4 A 0y U 7 7 2006-9-20
KT — A FEH L (Kjeldahl)
6 | NF T90-110-1994 | 7 |
FE—H AE F Ja By Am Al ik
=4 e k
7| 180 172112015 @E{Wﬁ“ JEA R A A 2015-8-15
A Fl E
BS IS0 11723- B ART Wy R, A fnal By . X
2004-12-1 2004-12-1
8 1 200.. A A b E 00 00
o | I18 61257-20- Mk - RTRBOLEE - % 20 2013-11-20
201. . B mRENE - BAEF1h
Lo | J18 K0400-67~ ACH. AHIE. RFBBRAHAA | 00 1 0
20-.. it E (B AR)
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(1) AAFE ] 42 B #1387 DBS42/002-2014. DB3301/T 117-
2007 SEAH K 7 30 T RS . FEBULHLAE, X5 R N S AR 7 i
M2 BAERZ K. AL ERREZN IR, 8% R2ELHF R+
Se (IV) A Se (VD) ey U =& . [ RALAR B FH o & 4R i o B ALAR By N 2
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B AT AR EZRRA, #amk B &S T
TN (B, TREBRETSmENNEY AMMERS.

Q) AAEXR TERE TR LA A “—MEHL
LR S AT B B 7 3% (B3E 5 201710121961, 1),

(3) AAmESGn S E st Zot Ao T dw i ey B, T
S IR R

5. FAESMEARNEHKIE

5.1 HPLC-AFS ¢4 T4F B3

R A E B R BRI T B R TR
O (HAHZE AR ) Z W0 A4 RBRA. RAEF W LS
FBEMBE. WRE AEHE, AeRaNedNess, EBas
AL e B E B E 303 . AALA (Bt Ab 8- 0. ShE E A B R
7| QU S -0. SUE A H BB EA T (Se (VI) T L4
KTBE 5T T ) a2 AL Al b & (HoSe ), B & A N T K AR,
EiEr R, DR E B e 2, ATz EE.

5.2 MEFMA5BE

BEVANAER, ZMBSNEBA g, FHik, #m e
INHEFESECANEONSARDE. EFEITRT, ZHR
& Z KRB, #E T T ESE L

(1) B BESE LGt

BiEAE: CoBibtEsiE Y4,

TSAE: 2% EE-25 mmol - L -#EBEE —4%-0.5 mmol - L'-
TR B, pH=6. 0 (4. 3),

N



g 30T,

JRiE: 0.8 mL/min 1.0 mL/min.

PR 10-100 plL.

(2) atxs4H

FAF|: 0.5% KOH +1. 0% KIVAM.

FEEF: 0.5% KOH +2% KBH, 3.

B T HCLE R .

BHNT /= F.

(3) FF Rt EN S

TR AR HARNT.

Ak 300V,

KT LG (&L /4 B0 ): 80/30 mA.,

#HA: 400mL/min.

B#EA: 600 mL/min,

KL B4, MR AR. ARERAR. LA
. Se (IV) fuSe (V) B R 4w

—
I

L

JUVIAT N

SelCyxs ~ SeMet ~ Se (IW) . L-SeMC -« Se (WIIERIEE]
1 A EER. MRERER. L-REFREEL. Se (1V) F1Se (V1) TEZIRE



5.3 KMWEHE

5.3.1 AR —REFEER, #AEHEARFHERESHS (E6
THo#HFR)

5 Se (IV). Se (VI) AR mAI R 1 pg - nl AR RAE
W, BIFERE 0L 5. 104 20, 30, 40. 50 plL, AAEESZ A 0.
5. 10, 20, 30. 40. 50 ng, DAAAEE 5 0% AR 40 1EArofE th 4.

5.3.2 IR B AR R EARE B, $AE R R B & (&
&TFaHHF)

¥ 1 pg-mL"# Se (IV) . Se (VI) AR iR A B &) & 0. 0. 05,
0.10. 0.20. 0.30. 0.40. 0.50 pg-mL' thArEZ 5|, FHHEE 100
ul, SHEEABAE ST 0. 5. 10, 20, 30. 40. 50 ng, UAHE
55 U T AR R AT v o 2R

=)
i + mEil (5)

I () = SR ©)

El1 se vy T {ERBEE Bz sevI) T{ERRE
S = ZBO.TC - 165.1: E = 0.9998 S = 87.1C - 921.6; E = 0.9990

2 Se(IV). Se(VI) &FrhzE
KDL LA T R AR 2, MK REI KT ET 0.9990,
FUAE 0-1000 ug/L =&, Se(IV)FnSe (VD) &MERERE, X7
FA LR, HEER 0-500 ug/L WAREZRT.
5.4 AABRAFZER
¥ 100 pg-L" B Se (IV). Se (VI) kiR Ak 3% 43 4 11



K, #HHEN S0 ul, EERE—& 30 min L EWHEL, +5 LOD
Se (IV) =1.5ug-L"; LOD Se(VI)=3.5ug-L".

WHEEN, RHRARERENIF, TERAELEETH 10
T, MEERSe(IV) & Spg/L; Se(VI) A 12 pg/L.

5.5 MmETa®o ik

ERBOTEA T, BAGEFET — MR 1F R R A &
HATHIE,

5.5. 1 B8, M. AKBRFTA R EHAEHZR

REAER 1.0 g, 28w 0. 5mol - L™, 0.1mol - L. 0.05
ol - L # HCI. NaOH ¥ XAB4EK 10 ml, F 10 ol 3 3% 8 0%
F, FIRGE A 70C. 1500 rmp FHRFGIEI 10 min, 3000 rmp
% 10 min, B R 2 oL pH £ 6.0, FAZ 4nl, JH0.45 u
m £t R ILR B H— A pHAE, EHA 0.45 um £ERA
IR g IR, A HPLC-HG-AFS & & BAL EAAE, ME R -7 5k
B B A] Y R, b AR R AL B 3R B e O A 8 R R BUR

5.5.1.1 ¥R B9 pH {E AR B B 8] B9 % v

BARE HCL ¥, ABgh/K. NaOH A ey pH (E4-5 4 0. 3.
1.0v 1.3, 5.7, 12.7. 13.0. 13.7, #REFMGERRE Se 1V, HfR
B B A 5 AR A e BRI LE 3

B 3 B T A RR 3R R G Ar R R e R, BR B R R

, RGBT ERE A A, MBI P 6.0, REMN. HTRGEF
SN TR i, B 26 pH (A 1-13 22 |8 By 32 BUK, BF 0.1 mol/L
HC1. 0.1 mol/L NaOH =A% 4K,
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3 TREIREREZBIRTUERH Se (IV) BUARBRESIRES RIRE

KZ R EER pHEETZ 6. 05, S, BRABMAL,
R, ERAW T pHER B R D, FIEEH T pH
BN, wEAH pH(H.

5.5.1.2 WRAE IR o BR A 3T T ALAR 3 B E 1Y B

AT R R AR BURE i Se (IV) 9 2R LA 4.

&0
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Se(V)S B /mg kg-1
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K487, 0.50 mol/L NaOH HRTIEZ A T HMZRA,
T B R AR AR B R Y SRR B, A EHBA, AL
AARIE W 0.10 mol/L NaOH #70.10 mol/L i, FEukE A 0. 10
mol/L HC1 2 0.10 mol/L NaOH {E3Z 4% 7.

ERT pH I RERTEMEHAER, B 0.10 mol/L
HCL A x /N, 3 B AR N AL 0 % 32 7

5.5.1.3  ZEmirE R E

0.1 mol/L HCI. NaOH & . AB4AKHmirE R E Nk 1.

x 1 FEIRERAMIREZER (%)

MiERE/ pg- LT
BERK )
30 50 100
Se (IV) 75.90 64. 68 81.90
0.1 mol - L HCL
Se (VI) 55.92 79. 09 70. 27
Se (IV) 123. 30 111.98 102. 49
0.1 mol - L' NaOH
Se (V1) — — —
Se (IV) 101. 70 84. 50 91. 00
A8 4K
Se (VI) 95.90 83. 56 97.93

KA 0.10 mol/L HCI fEiR#EH, Se(VI). Se (VI) 7 30-100
wg/L A T 81.90%, 0.10 mol/L NaOH {E:@ 4K B, Se (VI)
P, HAEAIE Se (VD R BUK . 4K Se (IV). Se (VI)
FAEEHE 80U, A& ndrE R R4, BT RAkERR
KB TV, #0046t EAAE L ERE, Se (IV) B E K
F 0.1 mol/L HC1 %1 NaOH,



WU Ex R Bt BRE. iR E FERS T, KA

HCL. NaOH ¥ A8 2h /K% 3 TR AL 69 TR 34/ — 2 B TR

5.5.2 HAERRELHAERBR

MECO0.10 g A& T 10 mL B0 F, A NKEN 1 pg/ol
ty Se (IV) . Se (VD) 3B &4 0. 90. 150, 300 ulL THE S, H
A 0.1 mol/L KH,PO.. KCI. NaHCO, % Kikzhte, £&ZE 3 L,
F 70°C. 1500 r/min F#R% 30 min, 3000 r/min B 10 min,
0.45 pm 4t XL BE IR, LA Se (IV) f1 Se (VD) , WER
RBARE R, WESHE, WHERE, UFtkER
R

5.5.2.1 %\ B BUAR E

ZFEERFEEF 2B N1 mg/L# Se (IV) F1 Se (VI) RA 7K 90,
150 « 300 L, ARG ENRE K 2.

% 2 AELZHREREZ B INFREUCE (%)

‘ IR g - L7
0.1 mol - L' R#EH B
30 50 100

Se (IV) 86.43 93.92 85.69
KH,PO,

Se (VI) 104. 39 101. 43 108. 26

Se (IV) 84. 38 81. 86 83. 54

KCI

Se (VI) 89. 72 82.59 111. 79

Se (IV) 102. 79 83.31 92. 44
NaHC03

Se (VI) 115.3 95.16 112. 81
‘ Se (IV) 98. 12 96. 22 90. 70
iz

Se (VI) 102. 36 115.18 106. 66




R 0.1 mol/L KH,PO,. KCI. NaHCO: VA& Fovit 2h AH1E 12 42 7,
Se (IV) . Se (VI) A& B An AR 42 BUR 78 80%—115. 30%= 8], 4 f64% 3% &
AT FEE.

5.5.2.2 RARBUSHRE B E] B B

AR AEE et E Se (IV) & 4.15min, Se (VI) % 7.53min, %/H
0.1 mol/L KH,PO.. KCL. NaHCO.Fuym sy AH{EZ M, T = HHmE

A PR B L& 3.
=3 TEAARREBEERE
0. 1mol - L"B®E&A KH,PO, KCI NaHCO, B AE
f%%%wﬂﬂ Se (IV) -0. 01 -0. 38 -0. 01 -0. 26
i (/min) Se (VI) ~0.25 ~0. 20 ~0. 31 -0. 11

& 3d, Se (IV). Se (VD) t& ¥ mt e Al &5, o DL KCL %)
% & A, ¥ 0.38 min, JaHAEIIK, NaHCO, ¥ i Fr KH,PO, ¥
T B AN, WL ZES; Se (V) £& & Bt &)l B NaHCO, ¥ # >KH,P0, 3%
BOKCT B> s A, EgH e, ¥ RAl, Bk, KCL &#K
A Se (IV) fff ¥ KK, £ &S ENAMEREIRF, NaHCO,. KHPO, Fr
I 50 48 24 ] LA B AR A

5.5.2.3 BRI LA IR 37 E B0

A BIFRBL0. 10g A5, F 0.1 mol/L KH,PO,. KCL. NaHCO, ¥k
#10.1 mol/L. 0.25 mol/L %ustAH % MAERFER, LALLM
* 4.



R4 RRRRBITIMZE

B 0.1 mol -L"'[0.1 mol -L"|0.1mol-L"[0.1mol-L"|0.25 mol -L"
KH,PO, 3K KCI ¥# | NaHCO, ¥ WA WA
Se (IV)
13.17 ; 4. 34 9. 80 11. 42
(mg/kg) At
SeWD 1w po A T T 2. 40
(mg/kg)

PLESEE 4K 0. 25 mol /L it 0 AR 2 AR i Se (VI) , Se (IV)
FHE 0.1 mol/L KH,P0.>0. 25 mol/L 3 1 48>0. 1 mol/L % 2 48>0. 1
mol/L NaHC0:>0.1 mol/L KCL,KCL f %42 & B, F~ 842 H, 0. 1 mol/L
NaHCO: 42 B KAk, #H13& B Se (IV) iz A, 0.25 mol/L 3
#8417 0.1 mol/L KH,PO, 34 ¥ 1EZ &M, 18 0.1 mol/L KH,PO, P& & Bt
11 B A AT BN, B R A P B, SR R R R R

5.3 RGMENFRRENH A

FREL 0. 10g £, A 0.1 mol/LKH,PO, EAZE 3mL, %% Bk
% A 300, 600, 900. 1200, 1500 r/min, 7£ 70 ‘C F4R3% 30 min,
B, BCEVERAE 0,45 um JEEE, JRAF BRI E L S,

12

10 [

Se(VED B /mg-kg-1

.-'..-

0 200 400 600 800 1000 1200 1400 1600
fE S MEE /v min-1

Bl 5 AEHRZNET ZHME2EE



B 5, IRIEEAL 600 r/min LB, B FHEAM, &
MMEBCERE, TR ERTTRE, RBBERME. & 600 -
1500 r/min = [a] B, Se (IV) & #k 3% M 3 B9 3% & W38 Am, [6] B 1500
r/min EHARAENRBEIRGME, EWHAA 1500 r/min 1F 4 A
A3 B R IR

5.4 RIFEEANRBRENGY A

FREL0.10 g £, #m 0.1 mol/L KH,PO, ik, FAZE 3 ml, 4
BB B 7E 30, 400 50 60, 70, 80. 90°C,1500 r/min 43|
W37 30 min, B, B EVEMA 0.45 um R, VR P EALAHR
BE LA e.

14
12 |

10 | -

Se(V/E IS fmg-kg-1

o] 20 40 50 8O 100
EERE/CT

Bl6 FREIBETHERGIHMAIZINE
6w, REUREAE 30—T70C 8, Se(IV) B EMHIEE &
¥, T0CUE, BEAE, RESLTRE, Fit, RERR
L TOC K.
5.5 RIRETIE T RAERIE )R
FREL 0. 10g BUREAER, 4o 0.1 mol/L KH2PO4 ¥ Z 3 mL,
70 °C, 1500 r/min T231¥%3% 10. 20, 30. 40. 50 min, B, H



EIERAE 0. 45 um GEAEE, R BALEALAE LA 7.

14 B
L — —_—— .

1z B

10 ——

se(VIER R /mg kg1

o W B O ®

o 10 20 30 40 50 60
EEN B min

E 7 FERIZRERE T FURR TG IR ELE

B 7, 30 min 7Y, 4% BCE MR 5 B 1] 2K T Ams 30 min B,
MERG R K, RRELATIREZETE, Bk, &%
$e BXET [ LA 30 min 4 H .

5.6 RAFHIT RAFERIE 69 A

5.6.1 R AR

MRELO.10 g AEE G &R 510, 48174 0.1 mol/L KH,PO, %
W, EAZE1.5.2.0.2.5 3.0, 3.5, 4.0nL, 3% 30 min, 3000
r/min H0 10 min, B BRI 0.45 umyEE, #HE 10 ul,
Se (IV) 2 & LA 8.

58

57 |- A~ TN
56 [
55 |

sa | + T

se(ViEI R /mghg-1

53 -

52

o 10 20 =0 40 S50
mEAHEELE

& 8 NEIRAELLGIFZME TlE B ITHIRRENE



B8 o, WAEL 20 AEEE BT Se (IV) By R AR ECLLA], 1K
T208, RRERD, 25-40fF |, MAERFLRE, FRfk
fEdnk, RIETIE.

5.6.2 BERFTH

FREL0.20 g BAF T8 S, 241740 0.1 mol/L KH,PO, 7K
4.0, 50,6 .0, 7.0, 8.0 mL, # k¥ 30 min, 4000 r/min &
10 min, BB, 2.0 3. 4. Sul FREREH, KEZE 1ol UL
T, FIARZZ 1ml, Bad 0.45 pum &, #4458 10uL, Se(IV)
eENLAE Y.

FO -

Se(V)IEME /mgkg-1
] [¥4] B L [#)]

=
(]
|

=]

a 10 20 30 40 50
TEAIF iR E e

B9 AREIRFEFL FEERF T T2 B E
B9 o i FEEL A 30 R AR T M R R BULAL.
5.6.3 BKFFEM
FRELL. 0 g Bk EEAE S, 257 Ar 0.1 mol/L KH,PO, %K
Z5.0.6.0.7.0.8.0. 9.0, 10. 0 mL, &3 30 min, 3000 r/min
B 10 min, EBIVERA 0.45 umyRfE, #HAEE 10ul, THLLEHLE
WA 10,



se(v)EME/mghg1
o = ] 1] 13 ] [uj] =]

4 = = ino 1z
A FFEF 3 EL

]
3]

10 AEI&FEE FEERSF SR TTH IR BN E
B 10 H, BERFFEAE S DALMER I . FELLALE 6-8 2 JH],
AR BB 4 7.
BEULEERER, RELHAER, HAHEEME0.1-0.5g2
&, AN 0.1 mol/L KH,PO AR EAZE 3 mL HH, LAHLLHLAE
SRR 0. 1g-0. 28, 2B (KA RBUEAE TR 0. 28-0. 5 .

5.7 HSZIdFEilcE
ERER. AR, REUEE . BE. RGAEEFLEHRL

B AAET, EAE & am B LK 5.
x5 AREIEW~mAvInFREWER (%)

iR E (ng)
O K &
300 600 900
Se (IV) 86.28 94.53 99. 44
R R
Se (VI) 101. 08 99. 56 93.24
Se (IV) 94. 30 98. 36 96. 40
YR A F
Se (VI) 116.9 102. 80 112. 56
N Se (IV) 102. 40 90. 80 96. 70
BAFTH
Se (VI) 117. 60 103. 60 98. 26
‘ ‘ Se (IV) 93. 46 86. 14 96. 46
2=\ R 3 (CK)
Se (VI) 108. 22 97.18 116. 74




DL EAEd Se (IV) Fu Se (VI) #y ENRE 7 86. 28%-117. 60%=
W8], %77 k38 b DA B R R B

RAEL ESLI 2R, & & o TALAE B3 B 32 A FRIUFE
0.10 g B #4F 1g, Am 0.1 mol/L KH,PO, ¥ 3ml, FTRREERY
R A& 70C, 1500 rmp £ T#HRPBEE 30min, 3000r/min F/L
10min, 0. 45 pm GERTIR, THAERRE &, THEREHLCH A,
Se( IV)Fa Se (VI) ¥ #6722 B &, P& 8 bt 8] 5 AR R & /D,
& AT A BB AR & R ALAR B 3R 3

5.8 S AnAFECE PR T k) Bt

EEMHZA. BHA. EMEAERERSHELE, KAREHR
A RHAR A, AN Se(IV) . Se (VD) #xttfe, IAMAH, £
T B A N BN i o 2R 09 A AL R, ARSI XA
A& AR 0.1 mg/mL 6B BR 4R 8 AR 4% 8 T AL Y T O

HBEMAK. AT, EMEAERFERRE 010, &
AN 4R, B AN 0.300.750.1500 uL A E 4 1 ug/mL # Se( IV).
Se (VI) JRAAFEREHF 0. 50, 150, 250uL 0.1 mg/mL WAL BR
WA, A 0.1mol/L KHPO. R EAZE 3nL, FTHAEERY S L
7 70°C, 1500 r mp &1 T4R¥%Z 4R 30min, 3000t /min B4 10min,
0. 45 um JBEILIE, & BORAE 8 35— 2t R TR R ER R U E T
HUAE, TR ERE, SFRILEK .

&6  FTHAARAE. Cu2+IIAES Se(1V)\ Se (V1) [EERAIKXF

ey AR Cu" RN & Se (IV) Se (VI)
FRAH AANE (ul) (ulL) EE (%) | EKRE (%)

B AR Ak 0 0 At i A




g AR Cu T Se (IV) Se (VI)
" MNE (pl) (uL) EkE (%) | EkE (%)
300 50 38.76 89. 24
’;.%’Ziﬁyk}ii 750 150 76.12 106. 38
1500 250 116. 40 104. 40
0 50 P H o
o 300 50 15. 80 44,68
B At
750 150 89. 87 95. 36
1500 250 93.00 106. 12
0 0 EN o Kt
. , 300 50 0. 56 44. 68
A
750 150 94. 717 99. 87
1500 250 107. 60 114. 67

UL SR LA W An Cu® ¥ LUAR B A 5 ol AR R R
BB 4F o T R A By Cu™ SRR — 4, 0.1 mg - nl™ Y5 BR 4R ¥ K
AN EAE 0-250mL =[], A5 b [B] i 2 A BR 4 A o R 3 A i A e
L CuANEMRT 150ul B, BAEAKC. BAQHENH KR
89. 87%-99. 87%= [&], F[ LA R AT B 3K, B8 Al KKy Se (IV) [
WAL 76.12%, KT 80%; % Cu”fmNEX 250 uLl B, & AKE
W A 104, 40%-116. 40%, B AL EYE N 93. 00%-106. 12%, &
R IR R A 107.60%-114. 67%, e R M2 ER, K
dh, FELA KM, T Cu"mNEN 250 u L. FEARARERA T
A pm Cu” 5475 An Cu™ A E A, JLA Cu” 2R AL A &
FHi ok, ARSI R

AT b7 S AT U A o T AL B T TR N

FREFER 0.10 g, AmN 0.1 mg - mL™ B9 AR BR4R & 250 u L, A
0.1 mol/L KHPO, %k ZERZE 3nl, THREERGELE 70C,



1500 r mp & T #3554 30min, 3000r/min B 10min, 0.45u
m R ILIR, R B - A R T RO B A E AR
5.9 M AT R YR
WIRAR A E . MEEE R R SR, EIREE R E A
REEMIATEN, SHHTEREERLRIE T
7 EHEFERESEURTEFEREE

) 1 \ ERE (%)
HREAR | WAARE (/ng - L) PRy S
Se (IV) Se (VI)
AL 84.29 94. 33
0.5
N 77. 08 94.29
iR = -
Lo AL 84.95 94.73
' #1b )G 77.99 94. 85
HAL T 84.29 64. 16
0.5
N 66. 84 62.13
WEE R
AL 84.95 73. 32
1.0
N 78.92 72. 81
HALET 84.29 64.16
0.5
F e 66. 84 62.13
%R
HAL R 84.95 73. 32
1.0
N 78.92 72. 81

AERFTUEN, ZAFBERENE Se(IV) 1 Se (V) B R 4
o T ALRT, U0 BAR ZE B0 X EALAR A K. ey £ B RLR IR
FANAE N TR, wREREEAR. AREARS, XEFER
B (0 L3 RALE, TURD TR, EXEEHENER Fa,
BARRE BT KR B LB T iR R X e o 20T, B ARIEEA
BTE, B, AR B ZERE L, B AR .



5.10 H o x4l
5.10.1 AN

A AR 0.1g EAEBRAYT 10l FEME, A 0.1

mol/L KH2PO4 EE%, BEEMBE 1000 /F, i 0.45 um JE
JE, #4F 10 ul 50pL.

|

ﬁ
|
|
|!
\n
| Jﬂ' L
JT A

B JEERERIA

11 TFARERSHAE B 1L &
(- irtE; EE-TERsN, #HHE= 50uL)
5.10.2 TAESSEN

FEARAGEE: FREL 0.1g WNEREAT 10mL ZAEHLH, A 0.1 mol/LKH2POs TRE S, FHIZWT #i
& 1000 1%, i 0.45 um JEME, BEFE 10 puL~s0ul.

| )
A TN

Bl #EEi

12 MERSNAE R EBIEE
(I E-THFRGE; Ea-TlEgs, #HAE=Z 50uL)




5.10.3 MHmEZEk

i K& e R E R AR, B 0.1 g T 10 mL &
N, A 0.1 mol/L KH2P04

Wik %E 3mL, 70 °C . 1500 r mp #x3% 30 min, 3000r/min %
% 10min, IF 0.45 pm JRAE.

-

| - I —

Ell t_EE R b A

13 EYmERFRIRRNEIEE
(A a-FHllitirts; BEe-MEQR, H#HFE 50uL)

5.10.4 BWEE AR

FEGAEE: I 0.1 g MEEERT 10 oL B d, oA
0.1 mol/L KH2P04 %k, FZ& % 3mL, 70 °C . 1500 r mp #x3% 30
min, 3000r/min B 10min, 3% 0.45 um JEJE.

A

J\ B
& 14 WMEBQHZRENEIEE
(- ilififrtE; Ee-MERY, HE= 10ul)




5.10.5 &{ZE

i LB KA ESE R AR, I 0.1 g T 10 oL HOE
f, AN 0.1 mol/L KH2PO4 i, &% 3mL, 70 °C . 1500 r
mp # 3% 30 min, 3000r/min B 10min, ¥ 0.45 um JEJE, JER
{ HPLC-AFS 2#7.

\
NI

= e e A=

E1 oR\EE b Foi e

B 15 FZ SRR & A
(Tt~ FAVATAE; TEG-TSE, HAER 10uL)

5.10. 6 %G 2

.I'/\
WS EAEEG S E1E . S0uls 6. D0FRFF10uL

16 MARERAEERZRANEIEE
o AL TR [F] A 2
5.10.7 BEk3f
el AHE: KAERSFRERT, e 60 B, BRI 0.1 ¢
F 10mL B0, fm 0.1 mol/L KH2PO4 A £ 3mL, 70 °C .




1500 r mp #x¥% 30 min, 3000r/min Z & 10min 3t 0.45 um JEJE.

Bi1 ot EIMLIEER (10wl ~ Sowlbbd)
E 17 BERFRIRRARIFHFHEER EIEE L
(T E-TERSE, S 50 ul; IEE-FEKS, S 10 uL; KE-THmRE)

EEA, AT 2 R R AR A R A B, P 10 u
L B Se(IV). Se(VI) # £, #4 50 pL Bt HI Se(VD,
Se (IV) FEA B .

5.10. 8 BXIFIH M ER LK

MBBEXFERE 3 T 10 oL HO¥F, A 0.1 mol/L
KH2PO4 4 BUE L8, MR AR AT TIHER 1K, 2 K, #
1 & BUKAR#£4T HPLC-AFS 2+4f7.

f\
|
I
A
I NCAL

E1 ARSI IR bR

B 18 fERFRIBRZEINRIEH BIEELLER

(LIt FERREERL; SK6-K3E, JERZEEN 1)8; 156 ZEEN 2 OR, ##EE 10ul)



R, A A AR IR A E TR, SIS B
B B AR BR B ZE B AR

5.11 H¥EE. ERMFLAE

50111 HSMEREE CFATH)

EARLKE, mFE—#EHFEAMEGITAET EmRE, o
AIE—J Wt AR Y. MERRAN. AEE R A B EAE R AT
20 RIME, HRNA*& 8-1408-2 .

% 8-1 PEIMFmAELENEL R

WA K2 Se %
PR AR ZH Se RELH W
Na,Se0, Na,SeO0;
1 41.76 45. 67
2 41. 68 45. 46
3 41.72 45. 99
4 41. 50 45. 50
5 41. 11 45. 63
6 41. 66 45. 46
7 41.70 45. 94
8 41. 55 45. 96
9 41.55 45. 96
10 41. 46 45, 34
11 41. 08 45. 96
12 41.97 45. 60
13 41. 43 45. 77
14 41. 36 45, 41
15 41. 63 45. 62
16 41. 41 45. 74
17 41. 84 45.175
18 41.78 45. 39
19 41. 39 45. 69
20 41. 87 45, 31
= 41.57 45. 66
T E ) 0. 094 0.194
L b R
A Xt AR AR 2 0.57 0. 49
RSD (%) 2.37 1.22




& 8-2 TEFMAVESEMMNESER (40

HMymEE R (ng/kg) WmEEH (mg/kg)
S8/ W K ¥
Se (IV) Se (VI) Se (IV) | Se (VI)
1 1. 40 3. 74 1. 69 —
2 1. 38 3. 65 1. 68 —
3 1. 41 3.77 1. 69
4 1. 42 3. 68 1. 71
5 1.39 3.71 1.72
6 1.39 3.76 1.70
7 1. 41 3. 69 1. 67
8 1. 42 3.72 1. 68
9 1. 40 3.72 1. 66
10 1.43 3. 67 1.67
11 1.37 3. 69 1. 65
12 1. 40 3.73 1. 71
13 1. 38 3.67 1.70
14 1. 42 3. 66 1. 69
15 1.43 3.73 1. 68
16 1. 41 3.71 1.70
17 1.37 3.72 1. 71
18 1. 40 3.75 1. 68
19 1. 42 3.73 1. 66
20 1.43 3. 69 1. 68
44 (mg/kg) 1. 40 3.71 1. 69
TR £ () 0.019 0. 034 0. 019
A X AR = RSD (h) 1. 70 1. 43 1.12

WEER AN . P A B N A AT AT E R 2= (RSD % ) A 0.49 %~ 0.57 % ,
R4 AR E R B R AR At AR vE R Z (RSD % ) g 0. 11 %~ 0. 14 %,



YW i O A T AR

5.11.2 EEMKERE

ERERE, mE—BEHERAERNRE, %8R AR
ik, EREEE (AR 2 4 KRR TAEBRA . & R
HEEM TR Se (IV) F1 Se (VI) #4T7 20 ®illE, %E7F

% 9-1 fo9-2 .
x9-1 WhEZHN. TMRESSNAZEEMNELSER
S —_—
20 KW 218 T | FRE ! - I,
(mg/kg) (%) REE ,/zi =2. 838,
1 |41.76(41.11|41.55|41.43|41.84| 41.54| 0.2896
A | 2 |41.68(41.66|41.46 [41.36(41.78| 41.59| 0.1724
74 0.05143| 0.1455
gy | 3 [41.72]41.70] 41,08 |41.63]41.39| 41.50| 0.2710
4 [41.50(41.55|41.97 |41.41[41.87| 41.66| 0.2452
1 |45.67(45.63|45.96 |45.77|45.75| 45.76| 0.1276
T
g | 1 [45-46|45.46]45.34 [45.41]45.39|  45.41] 0.0507
i 0.09717] 0.2750
é;; 3 145.99(45.94|45.96 |45.62|45.69| 45.84| 0.1716
4 145.50(45.96|45.60 |45.74(45.31] 45.62| 0.2454

F9-1 4 S KxWRMEZMwimEE, L AEEAFH
95 % B ARZE, WEEXE: FIAER BTN E A E AR,
REMHNERNESEZEN T EE R A UE L A
BT Se(IV) P& KB 41.66% , H/MEZE 41.50%, FH
Z R EER 0.16% , /NF 0.1455; AHERAH Se (VD) FH#H{E & K
B 45.84% , F/MER 45.41%, FEZEMEMEA 0.43% , /\
T 0.2750, PLHAATT RO R T LB .



=92 BM~MmBEEZEEMNESER

P IR T A | I,=2.838
(mg/kg) (g/ke) | AR | =S8 | TH O

m

1 11.401.43(1.411.38|1.37| 1.40 0.024

S

Se 3 11.4111.4111.3711.4311.42| 1.41 0.023
(IV)

4 11.39(1.42| 1.4 [1.41]1.43| 1.41 0.016

W& | 9 |3-65]3.67[3.76[3.75(3.66| 5 70 | 0. 053

=Nat 0.01398| 0.03957
Se (VD) | 3 3.77(3.69(3.69(3.73(3.73] 3 99 | 0 033

4 [3.6813.7313.7213.69(3.71| 3 74 0. 021

1 (1.69(1.72|1.66(1.70(1.71| 1.70 |0.0230

A | 2 [1.68]1.70[1.71]1.69[1.68| 1.69 |0.0130
=k 0.0051 | 0.01456
Se(IV) | 3 |1.69]1.67|1.69/1.68|1.70| 1.69 |0.0114

4 11.71]1.68|1.71(1.70(1.68| 1.70 |0.0152

1 10.00(0.00(0.00/0.00/0.00| 0.00 0.00

A& | 2 |0.00]0.00[0.00[0.00/0.00/ 0.00 | 0.00
7 0 0
Se (VI) | 3 |0.00/0.00]0.00]0.00[0.00{ 0.00 [ 0.00

4 10.00(0.00(0.00({0.00(0.00( 0.00 0.00

WA E o Se (VD) FHER AEE 1.41 mg/kg , J/AMER
1.40 mg/kg ,FHEZEMEMHA 0.01 mg/kg , /NF 0.01094;
Se (IV) FH{EZ AR 3.72 mg/kg , J/NEZ 3.70 mg/kg , H
HZ N EEA 0.02 mg/kg , /NTF0.03957; HHEEHH Se (IV)
FHERAMZ 1.70 mg/kg , H/AMERE 1.69 mg/kg , & [
HIZAA 0.01 mg/kg , /NTF 0.01456, A i: 098 5 E & ¥



DL X B

5.11.3 FEHEHE

¥Z PGB/ T5009.1-2003 L, /74 F A M e -FH1E 5 EE 09
FEAR L. AR RO R O 3 — AR AR B N KR B i B AT
Wi ST CREAT /B0 50 B 1 A FARD) AR AR A o [] B U 2 A o o A A
W APR38R {8 5 AR B B9 1R 2 BN A2 T T R L

AR EAER B AN 0. 1.0, 3.0, 5.0 mg/L & Se (IV) . Se (VI)
AR N, MR ER 5K, T EAE R AT DR L 10,

F 10 FIAEERNELSR

Be | BT ;Z;IV) \ SC;VZJ W
85| ooy | | g | REEERE Gy gy
(%) " (%) | si
111.22 94. 89
119. 56 102. 22
1.0 118.22 | 116.76 3.24 106.22 | 101.87 | 4.19
116. 82 102. 89
117.98 103.12
118. 51 117. 24
118.98 115.71
ﬁﬁi?ifﬁ% 3.0 118.58 | 118. 33 0.53 114.04 | 115.32 | 1.26
117. 68 115.23
117.91 114. 38
119. 72 118. 26
117.62 114. 29
5.0 119.92 | 118.48 1.23 115.96 | 116.09 | 1.53
117. 71 115.16
117. 44 116.78




#e | 5 " TR
wH (wﬁb %g% B e ﬁﬁﬁi ?ﬁ% BB | =
(%) (%) | Si
118. 67 106. 00
116. 40 104. 40
1.0 | 115.20 | 116.46 | 1.32 | 105.00 | 104.92 | 0.67
115. 89 104. 35
116.12 104. 83
107. 60 114. 67
114. 47 115.73
A o 3.0 118.00 | 114.12 3.93 118.13 | 114.65 | 1.49
116.12 116. 71
114. 39 118.02
108.10 99. 87
116. 87 116. 80
5.0 119.43 | 115.21 4.25 118.93 | 113.41 | 7.69
116. 33 116.11
115. 32 115. 34
84. 60 96. 40
86. 20 91.60
10| 88.60 | 87.12 | 1.69 | 9100 | 92.39 |2.26
88. 33 91. 30
87. 87 91. 63
7K
91.13 90.40
93. 20 97. 20
3.0 95.33 94.14 1.95 98.80 96.54 | 3.48
95. 39 97.83
95. 64 98.46




Ry | :LEV) Seili; Wk
s RE | b | L | ARRRE | ERE | L | B
(ug/ml) | (%) RSD% (%) :
(%) (%) Si
87.57 86.53
89.93 95.10
K 5.0 100. 87 92. 81 5.03 87. 87 89.36 | 3.32
92. 34 88. 78
93. 32 88. 54
118. 07 110. 60
119. 87 111. 20
1.0 118.07 | 118.49 0.78 113.00 | 111.67 | 0.94
118.12 112.21
118. 33 111. 33
118. 29 102. 40
W 118. 05 105. 80
i 3.0 118.37 | 118.08 0.28 103.36 | 103.73 | 0.27
i 118. 02 103. 87
117. 66 103.23
117. 07 95.92
117. 03 98. 46
5.0 118.93 | 117.67 1. 84 106.04 | 100.79 | 3.84
117.18 101. 34
118.12 102.18

AR EAE 0.01 ~ 0.1 mg/kg ZJa], YE#FEER NI HAE
SRR ZE < 20 % , WARAZ > 0.10 mg/kg B, Y EAE AR
WlRZE <15 % DL ETRE XA 4 MR E KRR 87, 12%-118. 49Y%
Z 18], RSDUWFE 0.27%=5. 03%= [&], 3t M & 4 R 2 5 e



5.11.4 F R

5.11. 4.1 i e d 72

CEH AT TAAEEINE RTINS AEY fo (AR

. PARRR o ARSI E R TR S mEEFET
ERRJE, BITHEAE 3 R IERfL, sHEAMEE. A E R,

BN EHEAE S EHTIRIE. LARER LA 1. 2. 3: Lk
F W,

5.11.4.2 B ERFWNERE. ZMRE. X R ECfm N R

TEARVE AT A fu IO E AT S 4 N BAL e, PR A Y
LB A Water2965 B BB AE & E+SAP-10 B A A B E E+B T
FOLERA NS, Hu 3 REMBFERAITEER. BARE
NE BT RIS A ERIEF, SAERZE 0-0. 50 p g/l
Z 8], AR ZRBIH KT 0.9990, &k x & BRI MK Se (IV) 4 1.2
uwe/kg, Se(VD A 1.5 ug/kg; EEMR Se(IV) A 4ug/kg; Se(VI)
H Sug/kg. RSDUI/INF S%.

5.11.4.3 B LB EWH T EEREILL

e BRI 8 AR SR AR R T AR R E A 1.0.3.0.5.0
ng/mL By 3 ANRE KT R, FANREAKTR AN S K, 44
THENERE. BREILEOT:

=11 L= (A ARWERIIEH L 2R

AF 1 #F 2 ATF 3
Xi Si | RSDX | Xi Si | RSD% Xi Si | RSD%
Se (IV) [116.76(3.24| 2.77 |118.33|0.53| 0.45 [118.48[1.23| 1.04

EBE | KLY

Se (VI) |101.87|4.19| 4.11 [115.32]1.26| 1.09 |[116.09|1.53| 1.32




A1 AF2 AF 3

RUE | RE Xi Si | RSDk Xi Si | RSDk Xi Si | RSDk
Se (IV) [102.82|2.48| 2.41 [105.42|2.45| 2.32 | 98.38 |1.95| 1.98

: Se (VI) | 97.98 | 2. 15| 2.19 [102.40|2.55| 2.49 [100.10|4.38]| 4.38
Se (IV) |104.06|1.98| 1.90 | 93.02 |2.35]| 2.53 | 98.16 |2.50| 2.55

: Se (VI) |102.85(2.07| 2.01 | 88.13 |2.16| 2.45 | 85.12 |1.58]| 1.86
Se (IV) [105.69|4.99| 4.72 [104.71|4.27| 4.08 |101.28|3.73| 3.68

! Se (VI) | 97.07 |4.15| 4.28 | 95.41 |1.21| 1.27 |104.09]3.39| 3.26

UE&E 4 MAEEREZE, Se(IV) Fo Se(VD) B R &
85.12%-118. 33%=[A], Ut WA 77 vk 8 BT

5.11.4.4 2T ZE W T iEREEILA

E3IANEFATHEREHATT FiEWEEEHIETE, 7 4
P E KA WA R B CEAE RSP ENENINE BT RARES
WD Ao KER R 2k . TARTR o F TALAR 0 U 5 5O S A ik )
o F BRAEAT B AR, BRAR s E R AR I RSN, R
3R ERIK 12:

F*12 XWEEFEFZEERIERELER

yux | Ao AR RN WEER

Xi Si RSD% Xi Si | RSDk | Xi Si RSD%

Se (IV) [45.660.2251| 0.49 1.86(0.024| 1.70

: Se (VI) 41.57(0.241 0.57 |0.04] 0.00 | 0.00
Se (IV) [44.61| 1.54 | 1.21 1.7410.074| 4.26

’ Se (VI) 40.4410.49] 1.21 |0.00| 0.00 | 0.00
Se (IV) | 44.10| 0.04 | 0.09 2.0410.039| 1.95

: Se (VI) 40.6310.04| 0.10 {0.00} 0.00 | 0.00
Se (IV) [45.12| 0.25 0. 54 1.78 10.030| 1.68

! Se (VI) 41.4410.65] 1.58 |0.00] 0.00 | 0.00




‘ T AR RN wE AR
ERE | KL
Xi | Si | RSD% | Xi | Si | RSD% | Xi | Si | RSDY%
Se (IV) | 44. 87 1. 89
Xi
Se (V1) 41. 02
Se (IV) | 6.70 0.13
Si
Se (V) 5. 68
Se (IV) | 1.49 6. 94
RSDY,
Se (V1) 1. 38

DL E 4 ASE3E 8] Se (IV) L Se (VI) A x A v f 2 45 5K <6. 94 %
WA MK E T ERENRFIRE, WEVARED AR SR
R, AT RO, ERETER.

\l
%&
rI]]I:}
E?
i';
Ei

EMER BB R G, KB KREHER. BHER T fad L% 10
N E FAEREN, KB 104, KE 106, FREERL

WHHE 4 ERBEAK), BRILEE, EHT /N XA
RENBEDN, MEEKR. R\EEFEW, FRENE T ERH
Bih. AR E WA . TARER A0S AR i o R LA By A T
A HEMAE T EtEAR FHERA, E—RES R,
B b ik CEAER & EALAE Y EY fo KABR . EAEBR 3 L
HUAR B E N AR, TRk AR

+ . Aol LN

AT T I B B BRI A A U BUR , B A B AL
o — R, BAEE RS, B, ARE T A KM AR
FRENBEAT A FHNENEEH. Tl EENSF oG,

At



AL M E AR ER . AR BR 3 fo B AR B d o EAL RN, XERHAF TAF
fad b = TR BRI E X, AFSRET TE CF A
WA TALAEE RY (DBS42/002-2014 ) [t b T ALAE M 72 7 3%,
2 YUAE A B 55 P AT S





